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W &5 (8100 pg/l)

o1 = Q3
1L.BTHE :337.10 > 116,05 (+)
2. MRy : 26725 = 145.00 (+)
3. WP :329.00 > 161,95 (+)
4. WER : 310,05 = 254 .00 (+)
5. ol R 24980 > 116.00 (<)
Il Conditions
Column
Mobile Phaze

AB = 70730 - 0.3 min -
Flow Rate - 0,6 ml/min
Col. Termnip. 40 °C
Detection

: Shim-pack GIS5 C18 (50 mmlL. = 2.1 mmil.D. 1.9 pm) (F/N: 227-30048-01)
A} 10 mmoll Ammonium formate inWater
B) 10 mmaolL Ammonium formate in Methanol

40060 - 0.5 min - /100 - 0.7 min -

X100 - 0.01 min - 70030 - 0.5 min - TO/30 (w'v)

: LC/MS/MS (ESL, Positive, Negative MRM)

19 pm, 3 pm, 5 pm

?@



ElsHIMADZU

PEEKAI#IAEENERA

EE RS YIER I EIETTE!

PEEKRFIATNE, ESlEM, FBHILERMIMESYIRM, £2

T A aRRME RS AR R
J...PH{Q'I -10, M100%4KiRaM8, STZIBIRIHEFEE MLE

A9 AE!
X, BAUHPLCRIESE, KRk, G6HET
LC/MS(/MS) 2@ &5 1!

Bir : Z5EBEFIAESYIRNNEY)

- 1%EE (ATRADPAMPGMPUDRCTP %)
- BRERIUHE

- BB

- EH, S

- RESHR (K5855)

82 (L8)RER/MAIRAF]

Shimadzu (Shanghai) Global Laboratory Consumables Co, Ltd.

IE _

RatimilR B

o GISS C18 (metal free)

M
d/ ‘\d TRDH

® HO |

WA
2 WY



ElsHIMADZU

Shim-pack GISS C18 (metal free)PtHADH=E

SUS

PEEK

BEUP
E—okReE

1800
1500
1200
900
600

300
0.0

1234567891011

Time (min)

|

2.8e4
2.4e4
2.0e4
1.6e4
1.2e4
8000
4000
0.0

1234567891011

Time (man)

82 (L8)RER/MAIRAF]

Shimadzu (Shanghai) Global Laboratory Consumables Co, Ltd.

COH_
HOLC ’ 5
Me Me OH NH.
Miz Mo
HGEG/\:/-\H,O OH OH
éCl;.HD
REER

Shim-pack GISS 18 (metal free)
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Shim-pack GISS C18 (metal free)P I IZESE

Item name: MeQHACH=1:1-STDOL

Chanrnel name: 3: Quad MRM 97187 >1 146.20 18V ESl+ : Integrated : Smaothed

ot 0.1ng/mL
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Insulin aspart
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Maobile phase:Maobile Phase A: Water-Formic acid, 1000:1, wy
Mobile Phase B: Acetonitrile:Formic acid, 1000:1, v
Yol

%B
20
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Flow {mL/min)

0.3
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Item name: MeQHACN=1:1-5TDOE
Channel name: 3: Quad MEM 971.87>1 14620 182V E5l+ : Integrated : Smoothed  [nsulin azpart
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SHIMSEN Ankylo

SHIMSEN Ankylo C18-300 (FL{Z300A)
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SHIMSEN Ankylo C8-300 (#14Z300A)

SHIMSEN Ankylo C4-300 (F142300A)
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Shim-Pack Scepter
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$5#7HE Shim-pack Scepter C4-300 (FL4Z300A)

#42+E Shim-pack Scepter C4-300 (FL4Z300A)

BEX1-10.

{F47+E Shim-pack Scepter C4-300 (FL#Z300A)
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EE2MR (nmollL) A= P mn SHIMSEN
ZERE 0.0625 0.0325 0.0125
5 LIRS 0.100 0.100 0.100
ERELIRS 0.100 0.060 0.100
TE LIRS 0.100 0.050 0.050
TERE RS 0.100 0.025 0.050
3-FAEEERE 0.050 0.060 0.050
1. Z2EETE :
T | 2, ﬁﬁf{%ﬁ%ﬁﬁ$ il il
=)
= = By | BBE%
DAm/z: 154.05>91.10 13.004 pg/mL 89.6
Em/iz. 183.90=166.05 25.365 pa/mL 102.5
NE miz: 151.90=107.10 45238 pg/mL 90.8
3-MT m/izz 151.00=119.10 4617 pg/mL 104.9
NMN m/z: 198.15=148.15 20.375 pa/mL 96.2
MN mizz 166.10=134.10 21.985 pg/mL 101.0
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SHIMSEN micro-SPE-SAXR R IZIESE

i1 A B & % SHIMSEN micro-SPE-SAX 380-00842-31

woo]  RSD (%) : 4.812
" ] R"2: 0.998
%2000@: LOQ: 100pg/mL
;-:Eunm{
T
EIDDDO‘

5000}

gzm
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T T r T
4 ] 6 7

Concentration [ng/mL]

S B E KEREIREE e
STDO1 0.101 0.1 101%
STDO3 0.471 0.5 94%
STD04 1.058 1 106%
STDO5 1.963 2 98%
STDO6 5.302 5 106%
STDO7 763 8 959
STDO8 9.973 10 100%

380-00745-01 SHIMSEN micro-SPE-SAX

Condition: 200 pL methanol

Equilibrate: 200 pL water
Load Entire diluted PPT supernatant was loaded onto the

sample: extraction plate intwo steps of approximately 500 pL each
Wash- 200 pL 5%MNH40H in water

Wash- 200 pL 5%methanol +1%acetic acid
Elute: 2x25 uL60:30:10, methanol/water/acetic acid
Dilute: 50 pL water

Inject: 15 L

Shimadzu (Shanghai) Global Laboratory Consumables Co, Ltd.
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